Key indicators: single-crystal X-ray study; T = 123 K; mean (C-C) = 0.003 Å; disorder in main residue; R factor = 0.058; wR factor = 0.160; data-to-parameter ratio = 13.8.
In the title compound, C 19 H 22 F 3 NO 4 , the dihedral angle between the benzene ring and the conjugated part of the enaminone ring is 42.5 (1) . The ester substituent makes a dihedral angle of 81.3 (2) with this latter moiety. The crystal structure is held together by strong N-HÁ Á ÁO and weak C-HÁ Á ÁO intermolecular interactions. The enaminone ring is disordered over two orientations with relative occupancies of 0.794 (4) and 0.206 (4).
Related literature
The title compound posseses significant anticonvulsant properties. For the anticonvulsant properties of enaminones, see: Edafiogho et al. (1992) ; Eddington et al. (2003) ; Scott et al. (1993 Scott et al. ( , 1995 .
Experimental
Crystal data Table 1 Hydrogen-bond geometry (Å , ). tert-Butyl 6-methyl-2-oxo-4-[4-(trifluoromethoxy)anilino]cyclohex-3-ene-1-carboxylate M. S. Alexander, H. North, K. R. Scott and R. J. Butcher
Comment
Our research on enaminones has led to several compounds possessing anticonvulsant properties (Edafiogho et al., 1992; Eddington et al., 2003; Scott et al., 1993 Scott et al., , 1995 . The present work is part of a structural study of enaminones. Our group has extensively studied the effects of modification of the enaminone with substitutions at the methyl ester, ethyl ester, and without the ester group. We synthesized a series of carbo-tert-butoxy esters to evaluate the effect of added bulk and lipophilicity to the ester functionality. The title compound, tert-butyl-4-(4-trifluoromethoxyphenylamino)-6-methyl-2-oxocyclohex-3-en-1-oate (10) is highly active, with activity at <100 mg kg (median toxic dose) of >500 mg kg-1, provided a protective index PI (defined as the ration of the median toxic dose to the median effective dose) at 95% confidence interval.
In view of the therapeutic interest in this compound its structure was determined. The conformation adopted by the molecule is such that the dihedral angle between the phenyl ring and conjugated part of the enaminone ring is 42.5 (1)°. The ester substituent makes a dihedral angle of 81.3 (2)° with this latter moiety. The crystal structure is held together by strong N-H···O and weak C-H···O intermolecular interactions. The enaminone ring is disordered over two conformations with relative occupancies of 0.794 (4)/0.206 (4).
Experimental 4-Carbo-t-butoxy-5-methylcyclohexane-1,3-dione (6.11 g, 27 mmol), mp 145-146°C (lit. mp 130-131.5°C), and 4-trifluoromethoxyaniline (4.428 ml g, 33 mmol) were added to a mixture of absolute EtOH (100 ml) and EtOAc (100 ml), and the solution was refluxed and stirred for 6 h with azeotropic removal of water by Dean-Stark trap. Evaporation under reduced pressure yielded a yellow solid which was recrystallized from 2-PrOH, 47% yield (mp 168-171°C). ). 113.0 (6) O4-C15-C11B 83.5 (4) C13-C8-C9A
121.0 (6) C11A-C15-C11B 32.1 (3)
